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(54) CIIOCOB IIOJIVYEHHM I PACTBOPA HUTPATA XPOMA (III)

(57) Pedepar:

N306perenne MokeT OBITH UCIIOIB30BAHO MPH
MIPOU3BOJCTBE KAaTaJIN3aTOPOB WM COCTABOB [UIS
00paboTku MetaioB. Crioco0 MmoryueHus: pacTBopa
nurpata xpoma (III) BkIIrOYaeT BOCCTAHOBIICHHE
XpOMOBOT'0O aHTMJpUIA B a30THOKUCIION cpene. Ha
IIEPBOM  JTale BOCCTAHOBJIEHUE XPOMOBOIO
AHTUAPUIA OCYILECTBIAIOT CaxapoM, B3SThIM ¢ 10%
HEIOCTATKOM OT CTEXMOMETPUUECKOTO KOJIMYECTBA
XpOMOBOTO aHTUApUaA. ITocnenyromee
BOCCTaHOBJIEHHE OCTaTOYHOTO XPOMOBOTO

Crp.: 1

AHTUIPUA OCYIIECTBISIOT MEPOKCUIOM BOAOPOA.
Caxap WMCHONB3YIOT B BHIE pacTBOpa ¢
koHIeHTpanuel 250+5 /1. U306peTeHre mo3BoseT
CHM3UTbH COACPKAHUSI OPraHUIECKUX ITpUMecei ITpu
MoJIy4yeHuM pactBopa Hurparta xpoma (III), cHuzute
WHTEHCUBHOCTH rporecca BOCCTaHOBJICHUS
XpPOMOBOTO aHTHIPHIA, OOECHEeurMB YMEHBIICHHUE
00pa30BaHUsI ra3000pa3HbIX OKCUAOB a30Ta. 1 3.1L
-1, 1 TIP.
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(54) METHOD FOR PRODUCING SOLUTION OF CHROMIUM NITRATE (III)

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: method for producing a solution of
chromium nitrate (IIT) involves the reduction of chromic
anhydride in a nitric acid medium. In the first step, the
reduction of chromic anhydride is carried out with sugar
taken with 10% deficiency from the stoichiometric
amount of chromic anhydride. The subsequent reduction
of the residual chromic anhydride is carried out with

Crp.: 2

hydrogen peroxide. Sugar is used as a solution with a
concentration of 25045 g/I.

EFFECT: invention makes it possible to reduce the
content of organic impurities in the preparation of a
solution of chromium nitrate, to reduce the intensity of
the reduction process of chromic anhydride, thereby
reducing the formation of gaseous nitrogen oxides.
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M3006peTeHre 0THOCUTCS K crioco0am mojiydeHus pactBopa HurpaTta xpoma (II1), koTopsiii
MOXET ObITh UCITOJIB30BaH MTPU IPOU3BOACTBE KATAIM3ATOPOB WIIM B COCTaBax J1sl 00paboTKU
METAJIOB.

N3Becten meton noyuenus HUTpatoB xpoma (I1I) myrem pactBopenus B 23 mac. % a30THOM
KHMCIIOTBI XpOMOBOTO aHTUApUAA ¢ TpoayBKoi Bo3ayxa npu 40-60°C. [TomyueHHBIA HUTpPAT
xpoMa (III) ucnonp3yroT 171 MPOU3BOACTBA KaTtainuzatopa (mateHt BG 62040, BO1J 23/702,
9.01.1999).

Henocratkom metona nonydenust HuTpatoB xpoma (II1) mo marenty BG 62040 siBnsiercs
BBICOKOE COAEP)KAHUE B IIOJIyYEHHOM pacTBope HuTpara xpoma (I11I) opranmueckux npumecein
- IPOJAYKTOB OKUCIIEHUSI A30THOM KUCIIOTHI.

M3BecTeH MeTo 1 IOy YeHUsI HUTpAaTa XpoMa 3+ Iy TeEM OKUCIIUTEIIbHO-BOCCTAHOBUTEIIBHOTO
B3aMMOJEHCTBUS COCIMHEHUI XpoMa 6+ M a30THOM KUCIOTHI (MaTeHT PMD Ne2314870).

HepocratkoM Metonaa nostyueHust HuTpatoB xpoma (II1) mo matenty Ne2314870 takxke
SABJISIETCSA BBICOKOE COAEPIKAHUE B ITIOJIYUEHHOM pacTBope HUTpaTa xpoMma (I1I) oprannyeckux
IpUMeceH - TPOJYKTOB OKUCIIEHUS! a30THOM KUCIIOTHI.

N3BecteH criocob nonyyeHus: 9-BOJHOr0 KPUCTAILNIOTUAPATA A30THOKUCIIOTO XpoMa
(aBTOpckoe cBuaerenbctBo CCCP Ne169094 Ha u3o6peTeHue) myTeM BOCCTAHOBIIEHHUS
XPOMOBOI'O AHTMJIPUTA CIIMPTAMHU WU IIEPEKUCHIO0 BOAOPOAA B A30THOKUCIION Cpeie ¢
MOCITIEAYOLIEN KPUCTATUIM3ALMEN TPOIYKTA U3 ITIOJIyYEHHOT'O PACTBOPA, IIPU 3TOM B KAUECTBE
A30THOKMUCIION Cpe/ibl UCIIOJIB3YIOT CMECh HACBILIEHHOTO PACTBOPA a30THOKUCIIOTO XpoMa C
98%-HOM a30THON KUCIIOTOM.

Henocratkom crioco6a mo AC CCCP Nel169094 siBnisieTcst ero Hu3Kas 3hPpeKTUBHOCTD
BCJIEICTBUE HU3KOT'0 BbIX0Aa KpuctaiuioB Cr(NO3)3*9H,0, kotopslit He npesbiact 50% u

OOJIBIIIOE KOJIMYECTBO OOPA3YIOIIUXCSI MATOUYHBIX pacTBOPOB. [Ipu 3TOM B MaTOYHBIX
pacTBOpax OyaeT MPOUCXOAUTh MOCTENEHHOE HAKOTUIEHHE OPTraHUYECKUX ITpUMecei -
IIPOJYKTOB OKUCIIEHUS] IPUMEHSEMBIX BOCcCTaHOBUTeNEH. [1py Hamumy B pacTBope HUTparTa
xpoma (III) opraHryecKux npuMeceit 0yIeT MPOUCXOIUTh UX OKUCIIEHUE HUTPAT-UOHAMH,
MIPUBOJIALIEE K BBIIEIEHUIO Ta3000pa3HbIX OKCHIOB a30Ta, YTO YCIIOKHSIET TPOLECC XPAHEHUS
Y TPAHCIIOPTUPOBKY TAKUX PACTBOPOB, & TAK)KE HE MO3BOJISIET OOECIIEYMBATH
TEXHOJIOTUYECKYIO O€30MMaCHOCTh NIEPCOHATIA U OKPYKAIOIIEN CPe/Ibl.

Cnioco6 mo AC CCCP Ne169094 BriOpaH B KauecTBe HanOoJjIee OJIM3KOro aHajora
(mporoTuUna).

3anaya, peraeMasi U300PETEHUEM - CHU)KEHUE COJIEPIKAHMSI OPTaHUUECKUX IPUMeECel ITpU
IIOJIy4€HUU pacTBopa HUTparta xpoma (III).

TexHu4yeckuit pe3yabTaT, JOCTUTaeMbli N300PETEHUEM - CHHKEHHE MHTEHCMBHOCTH ITpoLecca
BOCCTAHOBJICHUSI XPOMOBOTI'O aHTMAPUIA.

3asiBNICHHBINA TEXHUUECKUI PE3YIbTAT JJOCTUTAETCS TEM, UTO B CIIOCOOE MOITYUYEHHUS pacTBOpa
Hutpata xpoma (III) myrem BOCCTAaHOBIIEHHUSI XPOMOBOI'O AHTUAPUAA B A30THOKUCIION CPELE,
B KOTOPOM B KAaYECTBE BOCCTAHOBUTEIS UCIIOJIB3YIOT IEPOKCU] BOAOPOIA, COTIIACHO
U300PETEHUIO Ha NIEPBOM 3Talle BOCCTAHOBJIEHUE XPOMOBOI'O AaHTUAPUIA OCYIIECTBIISIIOT
caxapowm, B3SITBIM € 10%-HbIM HETOCTATKOM OT CTEXMOMETPHUUYECKOTO KOJIMYECTBA XPOMOBOI'O
AHTUJIPU]IA, IOCIIEYIOIIEE BOCCTAHOBIIEHHE OCTATOYHOI'O XPOMOBOI'O aHTMAPUIA
OCYILECTBIISIOT IIEPOKCUIOM BOAOPOLA.

Caxap uenecooOpa3HO MPUMEHSTh B BUJIE paCTBOpa C KOHUEHTpauuen 25045 /.

N3BecTHO, 4TO MPH UCIIOIB30BAHMU B KAUECTBE BOCCTAHOBUTENS (DOpMAJIMHA UITU CIMPTA
MPOLIECC BOCCTAHOBIIEHUS (0OCOOEHHO B HAYAJIbHOM CTA/IMU) TPOUCXOIUT OUEHb OYPHO, C
CUJIBHBIM Pa30TrPEeBOM PEAKLMOHHON CMECH, C €€ pa30pbI3TMBAHUEM B COOTBETCTBUH CO
CIIEAYIOMMMU (POpMYIIaMU MPOTEKAIOIIUX XUMUUECKUX PEaKLHI:
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200 + EHMO, + 3CH0 —» 20 NOy s + 3HCOOH + 3H,0
400 + 1ZHNOy + 3CH0 — 4CNOy) + 3005 + 9H0
S0y + 12ZHNO, + 30 HOH — 405Ny + 3CH,CHO + 9H:0

BypHbIii mporecc BoccTaHOBJIEHUSI OOYCIIOBJIEH BBICOKON PEaKIIMOHHON CITIOCOOHOCTHIO
yYKa3aHHBIX BOCCTAHOBUTEJEH, MOCKOJIbKY TOce BoccTaHoBIeHUs C,O3 HaUnHaeTCs

BoccTaHoBIIeHUe HUTpaT-uoHa: 2HNO3+CH,0—2NO,+HCOOH+H,0, npuBoasiuiee k

BBIJICJICHUIO Ta3000pa3HbIX OKCUAOB a30Ta.

JI71s 3aMeUIeHHs] peaKMU BOCCTAHOBJIEHUSI HUTPAT-UOHA U, COOTBETCTBEHHO, JJIS
YMEHBIIIEHUsT 00pa30BaHUs Ta3000pa3HBIX OKCUIOB a30Ta, HEOOXOIMMO o0ecnieunTh OoJiee
CIIOKOMHBIN Mponecc BocCTaHOBIeHUsI HUTpaTa xpoMa (III), yto B 3asaBisieMoM criocobe
obecrieunBaeTcst TeEM, UTO B KAUECTBE BOCCTAHOBUTEIISI UCIIOJIB3YIOT PACTBOP caxapa.

OxkuciieHre caxapo3bl IPOUCXOAUT, KaK IIPEANOJIaraloT aBTOPhI, CTYIIEHYATO,
COIIPOBOXK/ASICh TOCTENIEHHBIM Pa3pyILLIEHUEM YIJIEPOJIHOIO KapKaca uyepes3 psl
IIPOMEKYTOUYHBIX IPOIYKTOB. KOHEUHBIM ITPOTYKTOM OKUCIIEHUS SIBJISIETCS BOAA U YTIIEKUCIIBIN
ras.

OpHako, B citydyae W30bITOYHOTO KOJIMYECTBA caxapa B PEaKLMOHHOM CMECH 1ocIIe
BOCCTAHOBJIEHUSI XPOMOBOI'0 aHTUIpUA TAKkKe OyIeT MPOUCXOIMTh BOCCTAHOBIIEHUE HUTPAT-
MOHOB J10 OKCUZIOB a30Ta. [ Ipruem 3ToT nmpouece MoKeT NPOJ0JIKATHCS HECKOJIBKO MECSLIEB,
YCIIOXKHSSI TEM CaMbIM IIPOLIECC TPAHCIIOPTUPOBKM TOTOBOT'O PACTBOPA.

PactBop caxapa 0epyT ¢ 10%-M HEAOCTATKOM OT CTEXMOMETPUUYECKOTO KOJIMYECTBA 110
YPaBHEHHUIO:

16CrOs3 + 48 HNO; + C12H;011 — 16Cr (NO3); + 12 CO; + 35H,0.

Ha nanHowm stane obecnieunBaetcs: 90%-e BOCCTAaHOBIIEHHE XPOMOBOI'O aHTHIPU/IA.
HenocraTok BoccranoButes (caxapa) odecreurBaeT MOJTHOE €r0 OKUCIICHHUE 10 YITICKHUCIOTO
rasa ¥ BOJIbI.

ITockonbKy 1151 BOCCTAHOBIIEHUSI XpOMOBOT'O aHTUIPU/IA B 3aSBIISIEMOM CIIOCO0e
MCITOJIb30BaJICs caxap ¢ 10%-M HEAOCTATKOM OT CTEXMOMETPUUECKOTO KOJIMYECTBA,
COOTBETCTBEHHO, TAKOE KOJIMYECTBO caxapa He 0OecrieurBaeT MOJIHOE BOCCTAHOBJICHHE
XpoMmoBoro anruapuaa. [loaroMy ganee ocTaTOUHBIN XpOMOBBINM aHTHUIPU/I, HE
BOCCTAHOBJICHHBIM Ha TIEPBOM 3Talle, BOCCTAHABIMBAIOT C UCIIOJIb30BAHUEM B KAUeCTBE
BOCCTAHOBUTEJISI paCTBOpA MEPOKCHIA BOJOPOIA:

2Cr0O; + 6HNO; + 3H;0; — 2Cr(NO;); + 30; + 9H,0.

Ha nannowm 3tare BocCTaHOBJIEHUE (JOBOCCTAHOBIIEHHUE) OCTABILIErOCS XPOMOBOTO
AHTUIPUAA TPOUCXOIUT C 0OPA30BAHHUEM B KAUECTBE IO THBIX IPOAYKTOB PEAKLMHU TOJIBKO
BOJBI U KUCIIOPO/J1a, HE IPUBHOCSA HUKAKUX JTOIIOJIHUTENBHBIX IPUMECEH.

B utore, ocyliecTBieHME BOCCTAHOBIIEHUSI XPOMOBOI'O aHTMAPUIA B 1Ba dTana (CHavasa
caxapoM, a 3aTeM IIEPOKCUIOM BOJOPO/Ia) ITO3BOJISAET MIOJIYUYUTh PACTBOP HUTPATA XpOMa C
MHUHUMAJIBHBIM COJEPKAHUEM OPraHUYECKUX COEIUHEHUN.

ITpu Mcnonb30BaHUM B KAYECTBE BOCCTAHOBUTEIIS caxapa IIPOLECC BOCCTAHOBIICHUS
XPOMOBOI'O aHIMAPUIA IIPOTEKAET MEHEE UHTEHCUBHO, YEM IIPU UCITOJIb30BAHUU CIIUPTOB
Wi popMaIrHa, 4YTo MO3BOJISIET HA IEPBOM 3Talle BOCCTAHOBIJIEHUSI XPOMOBOI'O aHTUAPHIA
MPEAOTBPATUTD MPOTEKAHUE MTOOOYHBIX PEAKLMI - PA3TI0KEHUE a30THONU KUCIIOTHI U
MUHUMM3UPOBATD BbIJEJIEHUE Fa3000pa3HbIX OCKUIOB a30Ta.

ITocnenyroniee BOCCTAHOBIIEHUE OCTATOYHOI'O XPOMOBOI'O AHTUAPUIA IIEPOKCUIOM
BOJOPO/a UCKITFOUYAET IIPUBHECEHME B pacTBOP HUTpaTa XxpoMa (I1I) mocTopoHHUX ITpUMeceH,
YTO MO3BOJISIET COXPAHATh CTAOUIBHOE COCTOSTHUE IOJIYYEHHOI'O pacTBOpa HUTpaTa Xxpoma
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(I1D).

Ocyl11ieCTBIEHHE ITPOLIECCA BOCCTAHOBJIEHUSI XPOMOBOT'O aHTHJIPU/IA C IIOJIyU€HUEM PaCcTBOPA
HuTpaTta xpoma (II) 3asBisieMbIM CITOCOOOM B JIBa 3Talla MO3BOJISIET MUHUMU3UPOBATH
COAEPkKAHUE OPTaHUYECKUX ITpUMecer B pacTtBope HuTpara xpoMma (III), He yBenmmuuBas mpu
3TOM 3aTpaThl Ha nporecc. [IpakTHUeCKH MOJTHOE BOCCTAHOBJIEHUE XPOMOBOT'O aHTUIPUAA
00YCIIOBIMBAET IKOJIOTHYECKYIO 0€30IIaCHOCTh MpoIiecca Il IepcoHalia M OKpY Karolen
Cpeibl.

3asBIIsIeMBbIi CITOCOO OCYIIECTBIISIOT COTJIACHO CIEAYIOIIEMY ITPUMEpY.

JIJ1s1 OCyIIECTBIIEHUS CIIOCO0A UCTIONIB3YIOT OAaK-peakTOpP, CHAOKEHHBIN MEXaHUYECKOM
JIOTTACTHOM Memajakoi. MaTtepuan 0aka - TUTaH UK CTallb, PyTepoBaHHas (DTOPOILIIACTOM.
ITockobKy mpouece MpoOTEKAET C JOCTATOUHBIM BBIJEJICHUEM TEIUIA, JOIOJIHUTEIbHbIN
HarpeB He TpebdyeTcs.

100 r XpOMOBOTO aHTUAPUAA PACTBOPSIOT B 60 oM’ BOJIbL, 100aBISIOT 333 T a30THOM

KHCJIIOTBI (y,Z[eJ'IBHI;Iﬁ BEC 1,4) N ITOCTCIICHHO, ITPHU HCITPEPBIBHOM IICPEMCIINBAHUN HpI/I6aBJ'I${IOT

80 e’ pacTtBopa caxapa (koHueHTpauuu 250 /o’ ). Temmniepatypy peaxuMOHHOR MacChl
MOJIIEPKMBAIOT B HHTEpBaIE 55-60°C, mogauy pacTBopa caxapa OCYLIECTBIISIIOT B TEUCHHE
4 gacos. [Tocne nobaBjeHUs pacTBOpa caxapa pacTBOP MEPEMEIIUBAIOT €Il B TeUeHUe 6-8

4, MOCJIe yero J06anisioT 11 oM’ pacTBOpa NepoKcuIa Bojgopoaa ¢ kKonueHtpanuen 30-35%.
ITonyuaroT pacTBOp HUTpaTa Xpoma, coaepxaimi 9,0% xpoma u 31,0% NOs.

Cnenyer otMeTUTb, uTO U3 naTeHTa PMD Ne2564430 uzBectHo, uto nipu 140-150°C npoTekaer
B3aMMO/IEHCTBUE HUTPATOB METAJIIOB C caxapoM c BelaeraeHueM NO,, CO,, H,O u

O6pa3OBaHI/ICM OKCHUAOB IIUHKA U JICTUPYIOIIUX METAJIJIOB COTTIACHO PCAKIHM:

Me(NO1),+1/48 Cj3Ha O =MeOpntn NOy+1/4 CO »+11n/48 H,0,

[JI€ N - BAJICHTHOCTh METAJLJIA.

OO6pazyromwmiics mpoaykT cxxuranus (mpu 140-150°C) ipeacrasiset codoi cMeCh OKCUTOB
METAJIJIOB C MPUMECSIMHU OKCATATOB U TUIPOKCUHUTPATOB ITUX METAJIIOB, 4 TAK)KE TPUMECHIO
yTJIepoa B KOIM4YECTBE 5-6 Mac. % B 3aBUCUMOCTH OT pacxoja caxapa. Y Ka3aHHBIM IPOIYKT
UCIOJIB3YIOT MPU MOJTYUYEHUU BAPUCTOPHON KepaMuKHu. T.e. Ha3HaYeHHe POAYKTa
B3aUMMO/ICICTBUS HUTPATA XPOMa C CAXapOM - COBEPILIEHHO MHOE, YEM B 3asIBJISIEMOM cI10co0e,
BBISIBIIEHHBIE [TOCIIEACTBUS TAKOT'O B3AUMOJIEUCTBUS TAK)KE OTIIMYHBI OT 3a5BIIIEMOTO CIIOCo0a.

(57) ®opmyna nuzoopeTeHus

1. Cnoco6 nosyuenus pactBopa nurparta xpoma (II1) myrem BOCCTaHOBJIEHUS XPOMOBOTO
AHTUAPUIA B A@30THOKUCIION CPEZE, B KOTOPOM B Ka4€CTBE BOCCTAHOBUTEIS UCIIOIB3YIOT
IIEPOKCU BOAOPOA, OTIMYAIOLIUANCA TEM, YTO Ha IIEPBOM JTAIle BOCCTAHOBJIEHUE XPOMOBOI'O
AHTUJIPUIA OCYLIECTBIISIIOT caxapoM, B3STbIM € 10% HEZOCTATKOM OT CTEXMOMETPUUYECKOTO
KOJIMYECTBA XPOMOBOI'O AHTUAPUIA, TIOCIIEAYIOIIEE BOCCTAHOBIIEHUE OCTATOYHOI'O XPOMOBOI'O
AHTUAPUIA OCYIIECTBIISAIOT IIEPOKCUAOM BOIOPOIA.

2. Cnioco6 1o 1. 1, OTJIMYAIOLIMICS TeM, YTO caxap MPUMEHSIOT B BUJE pACTBOPA C
KOHLEeHTpauuen 250+5 r/m.

Crp.: 5
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